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In a 12 cm. porcelain dish with a watch-glass cover dissolve 2 grams of the sample in a 30 cc. of strong hydrochloric acid. When in solution add 3 cc. nitric acid (sp. gr. 1.20), evaporate by hard boiling while still covered, until the bulk of the solution is reduced to about 10 cc.    Allow to cool and wash the solution into the separatory tube  (shown in the cut) with the least possible amount of hydrochloric acid (sp. gr. 1.13).
It is important to keep the solution as concentrated as possible. Now pour cautiously clown the side of the separatory tube 45 cc. of ether (free from alcohol), insert the stopper (^firmly holding in place with the thumb), place under a stream of water from a tap, and shake vigorously from one to two minutes; then place in the rack and allow to stand a few minutes until the two liquids separate completely. Remove the stopper and draw off the acid solution slowly into a No. 4 beaker; this can be done to the last drop by bringing the ethereal solu-tion containing the iron just to the stop-cock. Now pour into the tube 5 cc. of the hydrochloric acid (sp. gr. 1.13), insert the stopper, shake, allow to separate, and drain off as before into the main solution, this time bringing the ethereal solution just through the stop-cock.
This washing of the ethereal solution is usually neglected in every-day practice ajs the separation of the two liquids can be made so> completely that the loss of nickel is very trifling. The objection to the washing is that it largely increases the iron content of the acid solution. In .case the washing is neglected the acid solution is drawn down until the ethereal solution just passes through the stop-cock and one drop taken of the ethereal solution. Rinse off theIONS.se of a pig iron high in silicon, it is preferable to dissolve in hydrochloric acid; evaporate to dryness to separate silica, moisten with dilute hydrochloric acid, dilute, and filter. To the filtrate add an excess of strong nitric acid (at least 75 cc. if 5 grams of iron were taken), and evaporate to total expulsion of hydrochloric acid. Seventy-five cc. strong nitric acid are added and the solution heated to boiling, and, while boiling, an excess of potassium chlorate is added, and the analysis finished in the same manner as in the case of manganese in steel.ntil13.756 per cent, of the weight of the barium sulphate is sulphur. dilution, and boiling with hydrochloric acid. The barium must be separated by sulphuric acid and sufficient time must be allowed for its precipitation. in Steel
